BCa 0.50FeO11H6P2,h exagonal, P6522 (no. 179), a =9.5091(4) Å, c =15.734(1) Å, V =1232.1 Å 3 , Z =6, R(F) =0.037, wR ref (F 2 ) =0.090, T =293 K.
. The large diversity and the possibility of de-/rehydration processes in the helical borophosphates is reflected by the flexibilityofthe anionic partial structure [7, 8] . Their overall resulting framework is related to the topology of chiral zincophosphates (CZP). Recently, we prepared the novel compound Ca ]b uilt of distorted borate and phosphate tetrahedra. The borate groups share all theiroxygen apiceswith the neighboring phosphate tetrahedra. The phosphate tetrahedra are connected only to two BO 4 units. The resulting structural motif can be described as aspiral ribbon of four-membered ringsoftetrahedra in which BO4 and PO 4 groups alternate. The phosphate groups occupy the borders of the ribbons with two terminal oxygen atoms. Interatomic distances and angles within the tetrahedral helices are similar to related borophosphates [3] [4] [5] [6] [7] [8] [9] . Iron is six-fold coordinated by four oxygen atoms that originatefrom four phosphate groups and two water molecules. The ribbons are connected via FeO 4 (OH 2 ) 2 octahedra and the free threads of the helices are halfoccupied by calcium ions which are fixed by an irregular surrounding of six oxygen atoms from adjacent phosphate groups. The One Natom is coordinated to cobalt(II),while the nitrogen atom in the pyridyl ring at the other end is protonated. The similar cases can be found in other reported complexes [2] [3] [4] . More interesting, the bpe ligands assume two conformation modes, resulting in coexistence of the two conformations for the title compound. The eight-membered anionic [V4O12]m etallocycle in the title compoundisconstructed from four corner sharing [VO4]tetrahedral units, eachofwhich has three bridging oxo-groups and a terminalo xo-group, two of the bridging oxo-groups are shared with adjacent [VO4]units and the third coordinates to an adjacent Co(II) center. The V-O distances (1.609(4) Å -1.826(4) Å)and O-V-O bonda ngles (108.3(2)°-1 12.9(2)°)i nt he distorted [VO4]t etrahedra are similar to other compounds [3, 4] , and the V-O terminal bond is shortestamong all the V-O bonds. The [V4O12]metallocycles are usually linked into 2D layer in other reported compounds [2] [3] [4] . Butinthe titlecompound, the [V 4O12] units are interlinked into 1D [Co(V4O12)]n chainsvia two oxygen atoms coordinating to one Co (II) centers imultaneously. The chains of Co(bpe)2(V4O12)are packed by intermolecular forces and hydrogenb onds of N2-H2B···O3 ii (symmetry code (ii): -x+1,-y+1,-z+1); d(N···O) =2.736(6) Å)tobuild up the whole crystal structure. 
Discussion
Many of the client proteins of the molecularchaperone hsp 90 are involved in the onset and progressionofcancer, making it an exciting new target in cancer drug discovery [1] . Hsp90isanATP-dependentprotein which containstwo nucleotide-binding sites. Inhibition of its ATPase activity leads to depletion of these client proteinsvia the ubiquitin-proteasome pathway. Therefore, hsp90 inhibitors have emerged as ap romising class of drugs for the treatment of numerous cancers [2, 3] . Among them, novobiocin which is acoumarin-containing DNA gyrase inhibitor, binds to hsp90 at the C-terminal nucleotide-binding region leading to a decrease in hsp90 client proteins in various cancer cell lines [4] . Unfortunately, the ability of novobiocin to induce degradation of hsp90 clientproteins is relatively weak and requires further investigation. In an effort to identify more potent inhibitors of hsp90, asmall library of novobiocin analogues lackingthe noviose moiety was synthesized [5] and initial structure-activity relationships (SAR) revealed that removal of the noviose moiety in novobiocin together with introduction of atosyl substituent at C-4 coumarin derivatives provide the title compoundasalead structure which compared favorably with the parent novobiocin as demonstrated by enhanced ratesofcell death. The title compound is an amide having a3-amino-4-hydroxy-7-p-toluene sulfonate-8-methyl coumarin (A) and 3,4-dihydro-2,2-dimethyl-2H-1-benzopyran-6-carboxylic acid (B). The essential difference between the title molecule and cyclonovobiocin [6] consists of the lack of hydrogen atom on O14 due to the esterification of the alcohol functionb yt he paratoluenesulfonica cid. This fact leads to the disappearance of the very short intramolecular hydrogenbond O14-H14···O17 (2.490(2) Å,176°)described in cyclonovobiocin, forming with N15-C12b ond ad ouble bridge between Aand Band replaced in the title molecule by the distanceO14···O17 of 2.887(2) Å.Inaddition, the torsion angle N15   C12   C13  O14   O17 C34  C33   O11   O27   O31  O32   S30   O1   C2  C3   C7   C6   O9   C5   C4   C10   C16  C35   C38   C37   C36  C18   C19   C20  C21   C24   C25   C28   C26  C29 C13-C12-N15-C16 is 61.0(3)°(20.1(3)°for cyclonovobiocin [6] ), the dihedral angle between P1 (C2-C7/O9/C10/C12/C13) and P2 (C18-C24/O27) is 63.00(4)°(7.44(9)°for cyclonovobiocin). In the cyclonovobiocin, the O14-H14···O17 hydrogen bond leads to a(C12-C13/O14/O17/N15/C16) outline near to planarity with amaximum deviation of the corresponding mean plane (of 0.139(1) Å for O14 atom contrary to the titlecompound for which this outlinei sv ery far to the planarity (maximumd eviation: 0.526(1) Å for O17 atom). The crystal packing is governed by the two intermolecular hydrogen bonds O1-H1···O17(-x,1-y,-z) and N15-H15···O11(1-x,1-y,-z 
Source of material
The title compound was found as asideproductinthe formation of the respective saturated derivative 3-oxo-5-phenyl-pentanoic acid methyl ester according to [1] . After purification via column chromatography as mall amounto fc olorlessn eedles was obtained from am ixture of both compounds after several weeks (m.p. 72°C). Analytical data are in accordance with the previously published data [2] .
Experimental details
Hydrogen atoms were located from Fourier difference maps, and refined with isotropic displacement parameters based on the bondedatoms. Discussion 1,3-Dicarbonyl compounds are of substantial interest as dielectrophilic sources in the synthesis of various heterocyclic compounds [3, 4] . The preparation of the title compoundispossible in different ways.Methyl cinnamate was convertedwith methyl acetate in an ester condensation to yieldthe desiredcompound [5] . Furthermore it can be obtaineda sb y-product in lipase-catalysed reactions of b-hydroxy-b-arylpropionates [6] or through conversion of 3-oxo-5-phenyl-pent-4-enoic acidm ethyl ester with oxalate [7] . Otherwise,inthe multi-stepsynthesis of the natural product ABT-418 [8] the titlecompound was synthesized as an important intermediate. The double bond in the title molecule adopts a trans configuration with at orsion angle of almost1 80°(178.09(1)°). The aromatic system, the double bonds and the carbonyl group at C11 form a conjugated p-system. Due to the conjugation with the carbonyl groups the double bond is activated, hence substrate addition follows in aregioselective manner. The lengthofthe bond C9=C10 (1.336(3) Å)isinthe range of typical C=Cdouble bonds. Otherwise, the C9-O3 distance (1.342(2) Å)corresponds to aC-O single bond. An intramolecular hydrogen bond is found between the OH group at C9 and the adjacent carboxyl group. In solution this compound shows keto-enol tautorism(20:80 ratio ratified by NMR measurement [2] 
Source of material
The reagentsare purchased as indicated and used without further purification: phthalide (98 %, Alfa Aesar), N-bromosuccinimide (NBS; 99 %, Alfa Aesar), 2,2¢-azobis(2-methylpropionitrile) (AIBN;9 8% ,A ldrich),b enzene (99 %, EM Science),s ulfuric acid (98 %, Mallinckrodt), nitric acid (70 %, EMD), acetic acid (99.7 %, Mallinckrodt), benzylamine (99 %, Aldrich), dichloroethane (Aldrich), ethyl acetate (EMD), hexane (EMD), and methanol (Fisher). The title compound was obtained from three-step synthesis. First, phthalide was nitrated using the usual methods. Then, afree radical brominationw as used to attach ab romide on the a-H of 6-nitrophthalide.F inally, the titlep roduct was synthesized using 3-bromo-6-nitrophthalide reacted with benzylamine.D etails of the synthesis of theintermediateproducts are described in the CIF. To a100 mL round bottom flask with amagnetic stirbar, 3-bromo-6-nitrophthalide (1.65 g, 6.38 mmol) and 1,2-dichloroethane (6 mL) were added. After stirring for 5min, asolution of benzylamine(1.49 mL, 13.64 mmol) and 1,2-dichloroethane (3 mL) was mixedi nt he reaction flask. The mixture appeared as aw hite cloudy liquid.The reaction mixture was put into a94°Coil bath for refluxing overnight. The resulting precipitatew as filtered. The solvent inside the filtratewas removed under reduced pressure. The crude residue was purified by silica gel chromatography (dry load), using hexane and ethyl acetate gradient. The product portion was collected and evaporated by reduced pressure (16 %). Yellow crystalswere obtained by methanol recrystallization. 1 H NMR,IRand MS data are also availableinthe CIF.
Discussion
The molecule adoptsasomewhatf lattened bowl conformation as both the benzyl residuesl ie to the same side of the plane through the fused ring system. The latter is effectivelyplanar with the maximum deviation from the least-squares plane through the atoms being -0.058(1) Å for the N1 atom; the N3 and C11 atoms lie 0.982(1) Å and 0.086(1) Å above and below this plane, respectively. The nitro group is effectively co-planar with the fused ring, as seen in the value of the C3/C4/N1/O2t orsion angle of 4.5(2)°.The dihedral anglesformed betweenthe plane of the fused ring and the planes through the C12®C17 and C22®C27 rings are 62.90 (6) (9) 0.0381(9) −0.0084 (7) −0.0099 (7) −0.0024(7) 
Source of material
The title compound was obtained from atwo-step reaction. Afree radical bromination was used to attach abromide at the a-H atom of phthalide, forming3-bromophthalide (see CIF for details). 3-Bromophthalide was reacted with benzylamine in the presence of base: To a100 mL round bottom flask with amagnetic stirbar, 3-bromophthalide (2.24 g, 10.5mmol)was dissolved in acetonitrile (20 mL). After stirring for 5min, diisopropylethylamine (3.16 mL, 17.5 mmol) and benzylamine (1.26 mL, 11.4 mmol) were added. The reaction mixture was stirred at room temperature for 4h.The solvent was thenremoved under conditions of reduced pressure. The crude residue was purified by silica gel chromatography, using hexane and ethylacetate gradient. The product portion was collected and evaporated under reduced pressure (55 %). Yellow crystals were obtained by recrystallization from methanol solution. 1 HNMR, 13 CNMR, IR and MS data are also available in the CIF.
Discussion
The title compound is the resultofanunexpected ring-closing reaction, the analogous amide-aldehyde was the expected structure. The N1, C1®C8 atoms of the fused rings are essentially co-planar with the maximum deviation from their least-squares plane being 0.017(1) Å for the N1 atom; the carbonyl-O1 and benzyl-C9 atoms lying 0.020(1) Å and -0.204(1) Å out of this plane. The hydroxyl group lies to the opposites ide of the fused ring system to that occupied by the benzyl residue. The molecule is bent at the benzyl-C9 atom as manifested in the dihedral angle of 84.38(6)°be-tween the planes through the fused ring system and the phenyl ring. 
Source of material
The reagentsare purchased as indicated and used without further purification: phthalide (98 %, Alfa1 Aesar), N-bromosuccin--imide (NBS; 99 %, Alfa Aesar),2,2′-azobis(2-methylpropionitrile (AIBN; 98 %, Aldrich), benzene (99 %, EM Science),s ulfuric acid (98 %, Mallinckrodt), nitric acid (70 %, EMD), palladium 5w t% on activated carbon (Alfa Aesar), acetonitrile (EMD), ethyl acetate (EMD), hexane (EMD), and methanol(Fisher). In a1 00 mL round-bottom flask, 6-aminophthalide (2.15 g, 14.4 mmol) was suspended in acetonitrile (6 mL) with stirring.In one portion, 3-bromophthalide (1.52 g) was added.The mixture was allowed to stir for 10 min, and then heated to 70°Covernight. After cooling, aprecipitatewas filtered out and washed with acetone. The mother liquors were purified by silica gel column (dry loaded with acetone), using hexane and ethyl acetate. The product portion was collected and evaporated under conditions of reduced pressure (19 %). The solid was recrystallized from methanol to give yellow crystals. Details of the synthesis of the intermediate products, 1 HNMR, IR and MS data are available in the CIF.
Discussion
The title compound was obtained from afour reaction convergent sequence. First, phthalide was nitrated to form 6-nitrophthalide. Then, ahydrogen reduction led to 6-aminophthalide. Separately, free radical bromination was used to attach abromide on the a-H, forming 3-bromophthalide.The final product was synthesized by allowing 3-bromophthalide to react with 6-aminophthalide. The acetone adduct wasa nu nexpected product resultingf rom the substitution of the hydroxyl group at aposition a to the amide. The addition of the acetone is believed to be aby-product of dry loading of the product onto silica gel with acetone prior to chromatography.
In the title molecule, the O3,C12®C19 fused ring system is essentially planar. By contrast, the N1,C1®C8 fused ring is less planar withthe maximum deviation from the least-squares plane through these atoms being 0.053(1) Å for the N1 atom. There is a twist in the central N1-C12 bond as seen in the C1-N1-C12-C13 torsion angle of -19.6(2)°;the dihedral angle formed between the two ring systems is 18.17(5)°.The 2-oxopropyl has an extended conformation as the C8-C9-C10-C11 torsion angle is -179.9(2)°. In the crystal structure, the molecules are connected into asupramolecularc hain along [100] via as equence of co-operative C-H···Oi nteractions: (2) Å,angle at H14 of 137°for i: -x,1-y,2-z and ii: 1+x,y,z.Additionalstabilization in the structure is afforded by p···p interactions with the closest of these occurring between the (N1, C1, C2, C7, C8) and (C2®C7) rings of 3.580(1) Å derived from adjacent chains; iii: -x,1-y,1-z. 
Source of material
The compound was prepared as reported previously [1] . Crystals of the triclinic polymorph were obtained by the slow evaporation of aethyl acetate/hexane (1:1, v/v)solution of the compound.
Discussion
The title compound has been reported previously as amonoclinic polymorphand was synthesized as an intermediatetothe analogous 6-aminomethylphthalide [1] . As for the monoclinic polymorph, each of the two fused rings is essentially planar in the title compound. The dihedral angle between the two fused ring systems is 73.14(6)°which matches that observed in the monoclinic form of 73.35(6)°.The difference betweenthe conformations in the polymorphsi sm anifested in the magnitudes of the N1-C9-C10-C11 torsionangles.Inthe triclinic form this angle is 85.5(2)°which contrasts the -131.50(19)°angle seen in the monoclinic form. Thus, whereas the molecule has adistinctive Vshape in the triclinic polymorph, this is somewhat twisted in the monoclinic form.
In the crystal structure,molecules stack into layers along (011). Stability to layers is affordedbyp···p and C-H···p interactions.
Moleculesare arranged within layers so that the isoindole rings interdigitate which allowsthe remaining rings, arranged in rows, to face each other.The shortest p···p distance is 3.724 ( 
Source of material
The title compound was prepared from nonafluorobutanesulfonyl benzotriazole by treatmentofthe latter (1.0 mmol) with 1-diethylamino-butadien (2.0 mmol) in THF (50 mL) and stirring at 25°C for 15 min. The mixture was concentrated in vacuo, and the residue was chromatographed with n-hexane/acetone mixture (1:1, v/v)onsilica gel.
Experimentaldetails
The large R gt (F)value is caused by the poor quality of the crystals.
Discussion
The planes of the phenyl and the pyridazine rings are twisted by 53.5°. 
Source of material
To asolutionofthe 4-aminobenzoic acid (1 mmol)and 2,5-hexadione (1.2 mmol) in THF (10 mL) at room temperature was added iodine (0.1 mmol). The mixture was stirred at this temperature with an N 2 positiveflow for aperiod of 2hours. Dichloromethane (20 mL) was then added to the mixture. The resulting mixture was washed successively with 5%N a 2 S 2 O 3solution (2 mL), saturated NaHCO3 solution (2 mL), and brine (2 mL). The organic layerwas then dried with sodium sulfate and concentrated. The product obtained was then purifiedbyflash chromatography with dichoromethane as novel phase and after completeevaporation of the solvent, 0.611 gof4-(2,5-dimethyl-pyrrol-1-yl)-benzoic acid were obtained. The compoundwas recrystallized from dichloromethane.
Experimental details
The atomic coordinates of the carboxylic Hatom were freely refined and two alternative positions were allowed for this atom, either closer to O1 either closer to O2. The occupancy of each site refined to near 50 %.
Discussion
Complex pyrroles are important syntons to macromolecular chemistry, environmental chemistry, medical chemistry, optics or nano-technologies [1] [2] [3] [4] [5] .Asmonomers, pyrroles have demonstrated to possess antimicrobial [6] , fungicide [7] , antileukemic [8] , analgesic [9] and anti-inflammatory [10] and anti-HIV-1 [11] activities.The title compound was synthesized within aproject of studying N-aryl substituted pyrrolesa sp otential anti-HIV-1 and/or anti-influenza drugs.
In the title molecule, the angle between the mean planes of the pyrrole and phenyl rings is 57.82(7)°.The carboxylic group is also twisted around the C-C bond with an angle of 20. (9) 0.0550 (7) 0.0620(9) −0.0152(6) −0.0022 (7) 0.0113(6) C (7) 8d −0.03936(9) 0.36605(9) 0.38420 (7) 
Source of material
Quinoline-2-carboxylic acid (2 mmol) and an excessofthionyl chloride (8 mmol) were reacted under 60°Cfor 6h.The solution was distilled under reduced pressure and abright yellow solid was obtained. An excess of methanol was added to the bright yellow solid and reacted under 60°Cfor 6h.After thesolution had cooled to ambient temperature, some water was added, affording acolorless solid. The solutionwas filtered to remove the methanol and water. The precipitate was dissolved in the dimethylsulfoxide, kept for one month at ambient temperature, and colorless single crystals suitable for X-ray diffraction were obtained.
Discussion
Quinoline-2-carboxylic acid derivatives are aclass of important materials as anti-tuberculosis agents [1] , as fluorescentreagents, hydrophobic field-detection reagents, visualization reagents, fluorescentl abeled peptide probes [2] and as antihyperglycemics [3] . In the crystal structure,the bond lengths and angles are normal. The quinoline ring system is planar within 0.006(1) Å.T he O1/O2/C2/C11 and N1/C2®C4/C9/C10 planes form adihedral angle of 4.77 (1) 
Source of material
The title compound was synthesized from 2-quinolinecarboxylic acid and p-nitrophenylamine according to the general procedure [1] . Colorless single crystals suitable for X-ray diffraction were obtainedbyrecrystallization from dimethylsulfoxide.
Experimental details N-boundHatom was located in aFourier differencemap and refined isotropically (d(N-H)=0 .89(2) Å). C-bound Ha toms were placed in calculated positions, with d(C-H) =0
.95 Å,and refined using ariding model,with U iso (H) =1.2U eq (C).
Discussion
Quinoline-2-carboxamide compounds are ac lass of important materials as metal ligands [2] and as potential radioligands for visualization of peripheral benzodiazepine receptors [3] . Here, we have synthesized the title compound and determined its crystal structure.
In the crystal structure, the significant shorter bonds of N2-C11 (1.358(2) Å)a nd N2-C12( 1.397 (1) (2) 4e 0.1649(1) 0.46112 (7) 0.40056 (7) 
During the search of molecule-based materialsw ith interesting properties such as catalytical, clathration, magnetica nd photophysical properties, much attention has been focused on the synthesiso fo ne-, two-and three-dimensionallye xtended solids involving cadmium [1, 2] , as its d 10 configuration permits awide varietyofcoordination numbers and environments.Rigid ligands such as pyridine groups are frequently used to construct these materials. The crystal structure of the title compound consists of aneutral complex, [Cd(2-aminopyridine) 2 
Source of material
Asolutionofiron(III) chloridehexahydrate (0.273 g, 1mmol) in hot water (20 ml) was filtered and an aqueous solution (2 ml) of 1,10-phenanthrolinium chloride monohydrate (0.474 g, 2mmol) was added. The mixture was stirred at 333Kfor 3h.The deep orange solution was filtered and the filtrate was dried underreduced pressure. The deep orange powder was dissolved in as mall amount of acetonitrile andl eft at room temperature for several days to yield orange single crystals( yield 0.44 g, 78.6 %, m.p. 541-543 K).
Discussion
Metal complexes of ligands containing diimine structures such as 1,10-phenanthroline and their derivatives have gained importance because of their versatile roles as building blocks for the synthesis of metallo-dendrimers, molecularscaffolding for supramolecular assemblies, analytical chemistry, catalysis, electrochemical and ring-openingmetathesis polymerization and biochemistry [1] [2] [3] [4] . The crystal structure of the title compound has been determined previously [5] with areliabilityfactor R gt (F)=0.077. The present redetermination convergeswith lower reliability factors and confirms the previous study [5] . In addition, phenanthrolinium tetrachloro-phenanthroline-iron(III) sesquihydrate has also been subject to single-crystal X-ray diffraction [6] . We report here the X-ray crystal structure analysis of the title compound using more accurate intensity data. Bond lengths and angles can be regarded as normal (CambridgeS tructural Database, version November 2005 [7] ). The asymmetric unit consists of one crystallographically independent anionic hexacoordinated complex [Fe(phen)Cl 4 ] -and one protonated 1,10-phenanthroline counter ion. In the anionic part, the iron atom has adistorted octahedral environment by two nitrogen atoms from aphenanthroline ligand and four chlorine atoms. The different Fe-Cl bond distances are 2.3123 (7) 
Source of material
The title compound was prepared by diazotization of 2-amino-5-chlorobenzophenone,followed by azo coupling of the resulting diazo compound with acetoacetanilid at alkaline pH in usual procedure. Recrystallization from absolute ethanol gave crystals suitable for single-crystal X-ray structure analysis (yield 92 %, m.p. 362 K).
Experimental details Hatoms attached to Catoms were positioned geometrically, with d(C-H)=0.93 Å for aromatic and d(C-H) =0.96 Å for methyl
Hatoms, and were allowed to ride during subsequent refinement. According to their importance in the hydrogen bonding, Hatoms of the NH groups were located in aFourier differencemap and refined freely with isotropic displacement parameters.
Discussion
The range of industrial yellow organic pigments is dominated by azoacetoacetanilides, of both monoazo and diazo types. These pigments generally provide bright yellow to orange colors, high color strength, high transparency, and reasonable solvent resistance. They are particularly suitable for printing ink applications and are in fact the dominantyellow pigments used for this purpose [1, 2] . The title molecule consists of three moieties: chlorobenzophenone (C1®C13), acetoacetanilid (C14®C23) and diazo group (N1, N2). The acetanilide moietyi sl inked to the diazotized chlorobenzophenone fragment of the molecule via the C16 atom. The N2-C16,N2-N1 and N1-C13 bondlengths are 1.311(3) Å, 1.320(2) Å and 1.397(3) Å,respectively, which shows characters between single and double bond, thereby indicating the influence of conjugation between them. The angle 121.9(2)°(C16-N2-N1) shows sp 2 hybridization for nitrogen atom, and ahydrogen atom is placed on the N1 atom of the diazo fragmentwith adistanceof 0.86(3) Å.The C7-O1, C15-O2 and C17-O3 bond lengths are 1.266(3) Å,1.233(3) Å and 1.238(3) Å,respectively, which are significantly shorter than the normal distance for C-OH (1.345 Å), but well in the range of C=Odistance (1.25 Å). The pertinent torsion angles are 3.5(4)°(O3-C17-N3-C18) and 17.5(3)°(O1-C7-C8-C13), placing two keto groups (C7=O1 and C17=O3) in afavorable positions, producing two intramolecularhydrogen bonds d(H1b···O3) =0.86 Å and d(H1b···O1) = 0.86 Å,a nd consequently two six-membered rings are formed. Furthermore, torsion angles 176.1(2)°(N3-C18-C19-C20) and 128.5(2)°(C18-N3-C17) have created another favorable position for the third keto group (C15=O2) to produce the third intramolecular hydrogen bond d(H3b···O2) =0.80 Å,making the third six-membered ring and overall creating more stability for the whole molecule. It has been reported that the position of both phenyl rings in the 2-amino-5-chlorobenzophenone molecule alone is nearly planar [3] , while in the title compound these rings are not planar and ad ihedral angle between these two phenyl rings (C1-C6-C7-C8) is 56.3(3)°.The Cl1, attached phenyl ring and N1 are coplanar and the torsion angle (C10-C11-C12-Cl1) is 177.3(2)°and so are able to participate in resonance activity of the molecule. The molecule existsi nthe keto-hydrazone tautomeric form in solid state. V NMR data are available in the CIF.
Experimental details
21 H atoms were located from a difference synthesis and refined with overall isotropic temperature factors and 16 H atoms were not found, from which 14 were computed and refined using a riding model, with isotropic displacement parameters equal to 1.2 times the equivalent temperature factors of the atoms which are linked. The two Hatoms attached to water O15 were not analyzed.
Discussion
A combination formed by vanadium compounds and amines of the semicarbazide-sensitive amine oxidase (SSAO) substrate group has been described [1, 2] to show a potent synergic insulin effect. The use of a single compound containing vanadium and small amine organic molecule is required from a pharmaceutical point of view. The preparation of these types of salts have been previously reported [3] [4] [5] [6] . Our group is interested in preparing arylalkylamine decavanadate(V) salts and to test them as insulinomimetic agents. As example, the salt hexaquabis(benzylammonium) decavanadate(V) dihydrate (C7NH10)6[V10O28] · 2H2O was recently synthesized and characterized chemically and biologically [7] . The crystal structure of the title compound reveals the presence of two water molecules, three (4-fluorophenyl)ethylammonium cations (C 8 H 11 FN) + and one half of the decavanadate anion V10O28 6-in the asymmetric unit ( figure, top) . The bond angles and distances for the V10O28 6-unit shows that the geometry is quite similar to that of decavanadate salts reported in other studies. In the V10O28 6- , each VO6 octahedron is considerably dis- , bottom) . N2 and N3 of the (4-fluorophenyl)ethylammonium ions which display a trans form, unite different chains throughout the plane (001). These last ions are hydrogenbonded to Odouble and Osingle of decavanadate ions. The N···Otriple is stronger hydrogen bond than the N···Odouble in the N1 ion and the N···Odouble than the N···O single in the N2 and N3 ions which suggests that the basicityofthe oxygen in the decavanadate anion increases when the coordinationnumber of oxygen rises [6, 9] . The 4-fluorophenyl moietiesare perpendicular to the (001) plane producing alternate layers of hydrophilic and hydrophobic groupsthroughout [001] . Moreover, stronger interactionsb etween decavanadate anions were detected in the title compound (r =1.774 g/cm 3 )compared to previous reported crystal structure of (C7H10N)6[V10O28]·2H2O(r=1.872 g/cm 3 ) [7] . The hydrate waterm olecule O16 acts the bridge between a( 4-fluorophenyl)ethylammonium and two decavanadateions, whereas the no-location of hydrogensatoms of O15 make difficult to determine its hydrogen bonds. The shortesti nteratomic distances from O15 are 2.700(2) Å to O12 which suggests an hydrogen bond and 3.059(2) Å to O13, but the O12-O15-O13 angle is equal to 55.19(6)°,sothe role of this hydrate water molecule is not clear. 
Source of material
2-Bromo-6-(2,4,6-triisopropyl-phenyl)pyridine (3.25 g, 9.02 mmol), 1,3-bis(diphenylphosphino)propane (0.09 g, 0.23 mmol), tris(dibenzylideneacetone)dipalladium(0) (0.10 g, 0.11 mmol), sodium tert-butoxide (0.73 g, 2.51 mmol) and 4,6-dimethyl-pyridin-2-ylamine (1.01 g, 9.02 mmol) were combinedinaSchlenk flask. Toluene (40 mL) was added to the flask. The resulting mixturewas heated at 95°Cfor 48 h. The reaction mixture was cooled to room temperature, and water (50 mL) and diethyl ether (50 mL) were added. The organic phase was extracted and the remaining inorganic phase was washed with diethyl ether (3 × 20 mL). The combined organic phases were washed with as aturateds odium chloride solution and then dried with sodium sulfate. The solvent was removed under reduced pressure and the resulting orange solid was purified using silica chromatography by dichloromethane (yield 3.00 g, 83 %).
Experimental details
The Hatoms bonded to the Natoms were refined freely due to their importance in the hydrogenbonding pattern.
Discussion
Recently, we reported on the synthesis and structure of novel homobimetallic Yb(II) complexes stabilized by non-symmetric bulky bipyridylamide ligands. For one of the Yb(II) complexes the first f-element-f-element coupling pattern was observed [1] . The title compoundisanew memberofthis type of bipyridylamide pre-ligands. Two independent molecules with two N amino -H···N pyridine interactions that form adimericstructure in a twisted transoid arrangementwere found in the solid state. The intermolecular hydrogenb onding distances N2A-H···N6E and N5E-H···N3A are 2.265 Å and 2.028 Å,respectively, and these result in donor acceptor distances of 3.143 Å and 2.934 Å.The transoid arranged pyridine rings of the molecules are twisted to each other with dihedral angles between the planes N1A,C1A-C5A and N3A,C21A-C25A of 6.8°and between the planes N4E,C36E-C40E and N6E,C41E-C45E of 24.7°. 
